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[0 0 0 1] 

[0 0 0 2] 20 

tixttc. vfi^v. :zti^<D^^mnh±x(Dmm\zm 
iSitm^A,r. ^ftm\^^mnLrz.m^(Dmmh^cx 

[00 03] 

-t? (DHP) ^(ommiz^-Dx^m^n^^o^Ahm 

[0 0 0 4] 

t^m#^<D^&\zmm^'¥mmmnri>-«ttMmz<D 4o 

[0 0 0 5] •r^it)**^^}^!, 

ORi F 




I 



Ri ti*«IS^^fcJt;1cKSO«SIS^S* SO 
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L, Rb «*9^M^^/cH<B:»T;U4^JI/S^ji*U, R 

) x^ty-^n^^yvmr^^'j/ymmw^^^u 

^(Dumzm-f^. 

[0 0 0 6] ^ I <Di!c^mz^\^^X. Ri \tii^mWil't. 
'>:^;U#n;ua, 2. 2, 2- hUi'nox^;P:t-4^'> 
-JUS, p->^ h4^>"^>i>;i/:f:^^5>:^ji/3i^-;i'S^<7> 

[0 0 0 7] Rz «;^3^Il^^rc:«<&j^T;i/^JUS^^ 
[0 0 0 8] ;icoR2 coj^-^Ufc^^MTJi^i^^^M 

ym^^^tijvn^^Km^mzm^^tzmz. c<d 
7)v^)\^m^&&mtrsi^mm<Dhmm\z»^L\^^. 
[0 0 0 9] R3 \tyt^mm^^rz\t:^)i:^^y)\^m<o(i 

x\tmx\t. ^^)vm. x5^;i/S. ^u\:i)vmm. rf^ 

»7)\^^)vs^m. ^ v^y^^)w h+5/x*ji.^o 
\^rti(K>y )v^)\^^^m,m9if)^ it^^^ xh^7)vzi 

9i2is^^7x^^mmm7-^}V:^^y^'j')vmm. y^ 
u i^jus^^, $ ^ i-pt^ttxxx;v^#^s«;^x 

XxJUSS, (-) -8-7xX 

TTSStcl8$^L#SxX'rJUSSttT, mtfo- 
^u<it2-:^7^;v^^;i/S^(^7^;i/4^;vs> -^-b 

[0 0 10] 'A\z:$i^m<D^yy^7if^i^y>mm^ 



-466— 



(3) 



4$g8¥4-2 6 6 86 9 



'^^^ TBSO F . 



TBSO F 



TBSO 



i 



COOR 
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[0 0 11] 7;P:tn*7n>Kv7;Wl/XXx 
[0 0 12] Z0y)V:tn'^aymi^7)l^)i^:L7.r-)l 

[0 0 13] ilJlTtt. ^Si:UTU5^^AA.:^^1fp^^ 

[0 0 14] Stttttji««xhDtHn7^>^OX- 4» 
[0 0 15] ffi^r^Sl&ttSIfScDfir^SA^ 4-7 

v;i^:t4^v7'if^':^y>tc*tu y)\^^u^u>m,V7 
;i/=^;i/xx7^;vRr«ass:^^/hig*l^;p*^ffi*rnti 
<t<. 0^A.«i. ifSr^;pe«$«ffl-rntffiff^jR^ 



TBSO 



1 L<COOH 



TBSO 



H 

COOR 



+ 

[0 0 16] z.(Dm'^Rfc>\t^^wm\zmnLs vy 

[0 0 17] *ic;^o»^#:oxxx;p«8i>«rfiB»jni* 
[0 0 18] ^L^Lx^m^^^rniMLmm-r^^ox 

[0 0 19] iLStLTttU^-^^A^ iM-U^/A, *U 

[0 0 2 0] ;ico^yxxx;p*^$:KE^K-rnjfMffio 

[0 0 2 1] ffi!ijaoR« mT)V^)vmxh^^y 
$fe<D^yxxx;i^#:o:^;i/3i<>Kffl^^^Ki5^PU HJc* 
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[0 0 2 2] 9cf. ^/X7.'r)V^<r>i:i)Vif^>mW^^O 

m^\tn.\^\ mx\t. ^>if>, h;i/xx 4^vu> 

[0 0 2 5] S*&]fem f#en-5^^DU Flil^Cll^ 

[0 0 2 6] zcom^ov m^mmmizmmv. 

[0 0 2 7] ^lcii(^>h Hu^v>^^;W^^PDp<^ 
;WtcS^f 'S^S^SiT*^, eico^^n. ±IB 

omzhmn&^t^n^^^x<Di;a)Vitx%^<. tr 

[0 0 2 8] c:(?>^nD^^;i/^o^5^;p#:^cDS«T 

[0 0 2 91 *tC^JSWtw<fcO*»^g$»Cl¥ffltCKM 
[0 0 3 0] 

[HffiWl] (3 s, 4S) -3- [ (1' R) - 

p< ^ ;V 7 :t D V D 4^ - h 3 0 m g ^ T- h 5 b F n :7 

)\,i/zyyi^]Z(DlU-^^'^>mWLO. 2 1ml^}gT 
f^iaKT3 0iJ'}e}*Lfc. 21 (3R. 4R) - 
4-T-kh*-»-3- [ (1' R) -1' - (HHIR 

-:^>5 2ingS:T'h7fcFn7^>lmncS»Lfc 
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6 

^-7 Bx:i)^ihmmz^^\z±ntitrz. R^^mm^i^ 

^•9->-a^Kx5";i/ (7 : 3, v/v) cDdS^<i;Ogte 

(Dit^feue sme^m&m^tLxmz. 

} [0 0 3 1] [a]D-4 7. 7 0' (c = l. 0 2. 

IR;vmax (cm"'. CHCla :3440, 1 
77 8, 1 7 5 5 

' H-NMR: (5H (500 MHz ;CDCl3) : 

0. 0 7 (6H. s) , 0. 

88 (9H, s) , 1. 06 (3H, d, J = 7. OH 

z) , 3. 2 9 (1 H, m) , 3. 8 7 and 3. 
88 (each 3 H, each s).4. 25- 
4. 3 0 (1 H, m) , 4. 4 1 (1 H. d d, J = 
) 2, 5and 2 2. OHz), 5. 85 (IH, br 
s) 

[0 0 32] 

mmm2] (3s, 4S) -3- [ (r r) -i- 

- (y^;l/v;<5";l^vU;i/:t^^-» x^M -4-b:x 
(xF^->;^;U4^x;l/) y)l:ta:^'^)V7if'^>^y-2 

i^x^iP^jl'itnvD^-h 1. 0 gSr-r F7t:FD7 
^>2 0mncg«fLT. -7 8t:TU^«i7A^+1f^ 

5^;U'::^v^xFoiM-A+i^->gS^5. emi^ar 

? mW^X2^%m^\^t^. (3R. 4R) -4-T 
ilh^rV-3- [ (1' R) -1' - (^H»>^^;l'V 

1. 4 5g^xh^tFn7^>2 0mUC^»Lfcg 
JK&MTU ig^i^«:i2^raitl^brc. CK^^Ij^IS^M 
fiS-7 8'C*^e»^MIC«5^»c:±#$'H:fc. R«?i»t* 
'^>if>T^m 5%fflie***U»^A*SJS, figfa 

»Kx5^;i. (4:1) oS5»J:DgE<7)ft:^i. 7 4g 

[0 0 3 3] [a]D-36. 14' (c=l. 3. 

(Found : -Me. 3 90. 1 7 1 6 Cit 
Ha 9 NO 6 FSi requires m/z. 3 9 
0. 1 748) 

IR:vmax(cm-»,KBr) :1772, 17 
40 

7 ' H-NMR : dH (5 0 OMHz ; CDC 1 3 : 0. 
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0 7 (6H, s) . 0. 8 8 (9H. s) . 1. 0 7 
(3H. d, J = 7. OHz). 1. 32. 1. 33 
(each 3H, each t, each J=7. 

OHz) , 3. 29 (IH, m) . 4, 26-4. 42 
(6H, m) . 5. 8 9 (IH, b r s) 
[0 0 34] 

i%m^m (3s. 4s) -3- [ d' R) -r 

- (%=«:/^;i/yp^^;i^->u;i/:f4^-» x^^jv] -4 
-y)l:tu (:Ah^i^tf)l^^^r-)V) [ R. 3" 

R. 4S) -8-:7xr:;P-p-p^>^>-3— 10 

t (3R, 4R) -4-T-t:h+v-3- [ (1* R) 

;H 7i^5^v>-2-:t>l 2. 5mg<&'J^^A'\^ 
•y-^^;i'vf>^vHOlM-^^1f>^?g^0. ImlO) 

w^T. 9c<Dmmmtmm\zm^Ki^^n'::>xm^<Dit 

[0035] ' H-NMR: 6H (500 MHz ;CD 
CI 3) : 0. 0 7 (6H, s) . 0. 8 6 (3H, 20 
d, J = 7. OHz) . 0. 88 (9H, s) . 1. 0 
6 (3H. d, J=7. OHz), 1. 26 (6 H. 
d, J = 7, OHz) . 3, 26 (IH, m) , 3, 8 
3 (3H. s) , 4. 2 6-4. 3 1 (IH, m) , 
4, 43 (IH, dd. J=2. Sand 2 2. OH 
z) , 4. 96 (IH, d t. J=4. Sand 1 
2. OHz) . 5. 6 9 (IH. b r s) . 

[0 03 6] 

mmm4] (3s. 4S) -3- [ d' r) -r 

- (^=iBy5^;Uy>c5^;i^->'j;i/:t4^-» x^jv] -4 so 

2-:t> 

WIS. (3S, 4S) -3- [ (1' R) -1- - (^ 

(xh4^5/:^;i^7px;w 7;u:tD^^;P7if^>^>-2 

-:t>5 5 Omg&Xi5^y-;H Om UCg^bfcS^lK 

iiJKS:«fiEJ8*lSL. S@<fttc:x-x;i'3 Om l 0 
m 1 ^M^ft. x-'r;^B&SfnK»*«:^ h U A* 4(7 
Sffi3mlT3|5Ii4aUfco *?&T4N 

P^tVXmc (' H-NMR : dU (9 0MHz : CD 
C 1 3 ) : 0. 0 (6 H. s) . 0. 8 2 (9 H, 
s). 3. 30 (IH. m), 4. 15-4. 52 (4 
H, m) , 6. 6 0 (IH. b r s) ) o ;inHttS 

'r^::tfs,<'^(o&f^\zmi^rz. ±i2a:^;i/4^>K2 5 

mg^^i^U>0. SmWzWStE^. 3^f8]13 5t: SO 
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^>i?>-A,+ij-> (1:1) mmizmm-^"^. mmm 

zL^w^h^^y^-^zHLTz. ^^^>-mm:ii^)V 

(4 : 1) om^^^ 2m<Dzy77.^U:^'^- (*?I2 : 

1) (Dm'^^t{yXE^m2 2mB^m&m^tLx% 

[0 0 3 7] Found:M+-Me. 3 18. 153 
7, Ci 4 H2 5 N04 FS i r eq 
u i r e s m/z. 3 18. 15 3 7 
IR:vinax (cm-', CHCIa) :3405, 
17 6 1 

'H-NMR: (5H (5 0 0MHz ; CDC13 ) : 
0. 0 7 (6H, s) , 0. 8 5 (9H, s) . 1. 1 
5 and 1 . 1 7 [3 H (2 : 1 ) , e a c h 
d. each J = 7. OHz), 1. 34 (3H. 
t, J = 7. OHz). 3. 25 and 3. 27 

[IH (1 : 2) , each m) , 4. 06-4. 1 
4 (1 H. m) , 4. 2 2 -4. 3 6 (3 H. m) , 
4. 90-4, 96 [1H(:2). each dd, 
each J = 5. 0 and 4 8. OHz), 5. 
85 and 5. 9 0 [ 1 H (2 : 1 ) , e a c h 
b r s. NH) 

[0 0 3 8) 

mmms] (3s. 4S) -3- c (i* r) - i' 

- (%H»y^;u>^;^5^;i/->u;P:t4^v) X^M -4 

- (1" -xh:^S^;^;i^:j^xjU-l" -7;W:tP-2" 
-hHP^->X^J0 y-if^v>-2-:t> 
Mia¥XXT-;P5 7 9mg^^>if>l Om l:fej;t;tf 

u>^>o. i3em0&m\zmi)^L. z,n\z^if^T:t^ 

1fU;i/^nU HO. l4Smi^^>^>bm\\zmM 
BETiSffiU n@^^i^^uo/^^yiOm\{zm»V 

0. SB^i^^^^^^>iom\\zmmiyrzmm\z- 
7 sx:x»^\zM^rz. Rft^m^-7sx:xmmim 
aiox*Rft-^hu«i^A*m ^^x>m*^mm. 

y;l/S:ffl Vi ^ 7 ^ y i^i ^ D T h y ^ 7 -left Lfc, 
^^^>-mmx^)l^ (7 : 3) OS5»J;DaW«&2 0 
0 m g bT^fc^ 
[0 0 3 9] I R ; vmx (cm" ' , CHC Is): 

340 5. 335 0, 1760 

» H-NMR : 6H (5 0 OMHz : CDC 1 s ) : 
0. 05 and 0. 06 (each 3H, eac 
h s) , 0. 8 8 (9H. s) . 1. 0 9 (3H, 
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d, J = 7Hz) , 1. 33 (3H, t, 5 = 7. OH 
z) , 3. 0 1 (1 H, b r s) , 3. 3 3 (1 H. 
br s), 3. 90-4. 32 (6 H, m). 6. 3 
5 (IH, br s) , (Found :M* -Me, 3 
48. 1621. CisH?. tNOsFSI requ 
ires m/z, 348. 164 2). ^ib\Z^>^ 
>-T±h> (4 : 1) mmm^r)Pt-)i^i^2 O 2m 

[004 0] IR:vmax (cm-». CHC 
I3) :34 3 0. 3 4 0 0-3 2 0 0, 1 7 6 0 
' H-NMR : (5H (5 0 OMHz : CDC 1 3 ) : 
0. 11 and 0, 12 (each 3H, eac 
h s) , 0. 9 0 (9 H, s) . 1. 3 2 (3 H, 
d, J = 7Hz) , 1. 62 (2H, br s) , 3. 
41 (IH, d. J = 7. OHz) , 3. 74-3. 8 
7 (5H, m), 4. 18 (IH, quintet, J 
= 7. OHz), 6. 15 (IH, br s) . (Fo 
und:M»-Me, 306. 150 2. CisHzs 
NO^FSi requires m/z, 3 0 6. 1 
5 3 7) 

[004 1] 

mmme] (3s. 4S) -3- [ (r r) -i- 

- {m^fS^^^)li^:^^)V'y'J)V^^'y) x^M -4 

- i2'' -^pp-1" -xh^->:^;U^r:;i.- 1" - 

fi(riB7;V3-ji/2 2mgi3j:tXhU:7x-;i/7;j-x:7>r 
>3 2mg^mmi\:mm2m\\zmMv. ;in^i6^ 
mmmmmhTc. Kmrn^x-r-jv-crnvm:. *io% 

-mmx.^)v (5 : 1) (Dssi^cfcoewfeie. img 

[0042] IR;vmax (cm"', CHC I j : 
341 0, 177 5, 1740 

» H-NMR :5H(5 00MHz:CDCl3 :0. 
11 (6H, s) , 0. 8 9 (9 H, s) . 1. 15 
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(3H. d. J = 7Hz). 1. 34 (3H, t, J = 
7, OHz) . 3. 38 (IH. m) , 3. 60-4. 
4 5 (6H, m) , 6, 0 2 (1 H, b r s) , (F 

0 u n d : -Me, 366. 1312. CtsH 
?. 6 NO4 C 1 F S i r e q u i r e sm/z, 36. 

1 304). 
[0 0 4 3] 

i^mmr] (3$. 4S) -3- [ (r R) -r 
- m=Mc:r9^)Vi^:^^)\^z^^))\^^^zy) x^jui -4 

10 - (1" +x.V^iytj)V^-)V-\'' -y)V:tOX9- 
)V) 7'tf5"v>-2-:t> 

IJie^nD#:l 7ingRr;2, 2' -T^/tfX-1'V:/5' 
U-hO)V (AIBN) 3mg^it;^^>-tf>lml 

c:nichU-n-:/5';i/;^Xt HU HO. im 

mimi ^mx. Mtc 1 ^mM^MmLtc. K^mz i 
o%7>^-7*»«^iniAfc«. x-xJi'^jto^fco 

20 Ikh^^ltc. mm^mBTw^i^. mw^^^^utj^ 
)V^m\^^^yyyi^=L!7u^h^yy^-{z{ivrz. ^ 

^^>-mm,X^)V (5 : 1) (D«ti^<tDeW«iJl2. 

6 m g ^m^mi^t LT^§fco 

[0044] IR;vmax (cm-», CHC 
I3 ) : 3420. 1 7 7 0. 1 7 3 5 
' H-NMR ; dH (5 0 OHz : CDC 1 3 ) : 0. 
09 andO. 10 (each 3 H, each 
s) , 0. 90 (9H. s) . 1. 15 (3H. d. J 
= 7Hz), 1. 33 (3H, t. J = 7. OHz). 
30 1. 6 2 (3H. d. J = 22. OHz). 3. 28 

(IH. m) . 4. 02 (IH. dd. J = 3, 0 a 
nd 15. OHz). 4. 2 2 -4, 2 5 (IH, 
m) . 4. 27 (2H. q. J = 7. OHz) . 5. 9 
3 (IH, br s) 

(Found:M^-Me. 33 2. 1672. Cis 
H2 7 NO4 FS i requires m/z, 33 
2. 1 694) . 
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